Abstract Sb2Ti, tetragonal, I4/mcm (no. 140), a = 6.6528(2) A, c = 5.8071(3) À, V= 257.0 A 3 , Z= 4, fJmeas -7.522(6) g/cm 3 , p ca ic = 7.531 g/cm 3 , Rgt(F) = 0.013, wR^F 2 ) = 0.029, T= 293 K.
Sb2Vo.%, tetragonal, 74Imcm (no. 140), a = 6.5538(1) À, c = 5.6366(2) A, V= 242.1 À 3 , Z = 4, Praeas = 8.024(6) g/cm 3 , Pcaic = 8.019 g/cm 3 , R gt (F) = 0.019, wRreffF 2 ) = 0.054, T= 293 K.
Source of material All elements were stored and handled in a glovebox under argonatmosphere. Single crystals of TiSb2 and Vo.96Sb2 were synthesized from a pressed 1:10 mixture of Ti (99+ %, Alfa Aesar, powder) or V (99.5 %, ChemPur, powder) and ground Sb (5N, ABCR, shot). The pellets were placed in evacuated quartz ampoules, which were heated in an upright position to 1273 K in 6 h. This temperature was kept for 24 h before cooling the oven to 893 K in 240 h. Subsequently the oven was switched off, which allowed the samples to cool down slowly to ambient temperature. To separate the crystals from the residual antimony, the ampoules were placed upright in a vertical temperature gradient (top: ambient temperature, bottom: 873 K) for 24 h. After this treatment the antimony was sublimated to the top of the ampoules, leaving the well shaped, ditetragonal prisms (max. 2x2x5 mm 3 ) of TiSb2 and Vo.96Sb2 (both with dark metallic luster) at the bottom of the ampoules. WDXS analysis of the prisms resulted in TiSb2.02 (2) and Vo.93(2)Sb2. Both compounds are not air sensitive.
Experimental details
Density measurements have been performed on single crystals using a He-gas-pycnometer (AccuPyc 1330, Micromeritics). WDX measurements were performed with a SX100 (CAMECA, W-filament, 25 kV). The unit cell parameters were determined from powder diffraction data (Huber G670) of ground single crystals using high purity Ge (a = 5.65752 A) as internal standard.
Discussion
The single crystals of the title compounds were synthesized in order to investigate the chemical bonding in the compounds with different experimental and quantum chemical methods which will be subject of a forthcoming paper. As has been shown before [1] [2] [3] [4] , TiSb2 and Vo.%Sb2 crystallize in the C11AI2 type structure. Compared to the powder diffraction data in the literature on VSb2 our single crystal data as well as the WDX-and density measurements show, that the position 4a is not fully occupied by vanadium. The measured density of 8.024(6) g/cm 3 agrees with the calculated density of VxSb2,8.019 g/cm 3 for x=0.958, and differs significantly from the respective value of 8.079 g/cm 3 forx= 1. According to our ELF calculations [5] and to Donaldson etal. [I] and Nowotny et al. [4] the structure is best described as consisting of Sb2 dumbbells which are arranged in layers in the ab plane forming a 4. TiSb2 and V 0 .96Sb2 
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